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VOLHARD'S METHOD
See Blair's "Chemical Analysis of Iron/' page 118, et scq.
Weigh out i gram of drillings and dissolve in 30 cc. of silicon mixture in a 14 cm. "flat-bottomed evaporating dish.
After effervescence is over, add 3 cc. of hydrochloric acid, cover the dish with a watch-glass and evaporate to dryness, cool, and take up with water, and boil till all iron salts are in solution. Transfer to a liter flask, dilute to 300 cc., bring to boiling, and add zinc oxide cream. Titrate, while boiling hot, with potassium permanganate, without filtering off the precipitate. In case of ores dissolve in concentrated hydrochloric acid and filter off the insoluble residue, which should be fused to recover any manganese insoluble in hydrochloric acid. Combine thf* filtrates (from the first solution and from the silica of fusion*), evaporate to dry-ness with silicon mixture, and proceed as in the analysis ot pig iron.
Determination of Graphitic Carbon in Pig Iron
EGGERTZ' METHOD MODIFIED
In an 8 ounce beaker dissolve i gram of drillings in 100 cc. of dilute hydrochloric acid, when the sample is white iron or iron high in combined carbon; in case of foundry or Bessemer iron, dissolve in 100 cc. of nitric acid (sp. gr. 1.20). When dissolved add a drop or two of hydrofluoric acid and boil until all nitrous fumes are driven off; filter through tared papers.
Place the papers into separate funnels, filter through the paper on the left, wash out the beaker with a little water, detaching and adhering particles with a rubber-tipped glass rod. Then pass the filtrate through the paper on the right. Wash each paper several times with water alone, then wash out iron salts with hot dilute hydrochloric acid and hot water, alternately; wash free from acid, then wash each paper with 5 per cent, ammonia. Wash repeatedly with ammonia till free from any soluble organic matters ; i. e., till washings are colorless. Wash free from ammonia, then once with a mixture of alcohol and ether (equal parts), dry at 96° C., cool, and weigh. The difference in weight between the papers is the weight of silica, graphite, etc. Burn the 3nalysis of Iron/' third edition, page 109. et seq.eighed filtervescence has subsided, heat over a low flame until allttle in the ordinary manner. '              The precipitate is burned in a platinum crucible and weighed
